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Tetramethylammonlum  salt. — Phenylarsonic  acid  (S.8  g,  0.04  of  a pH  4 solution  containing  guanidlnlua  hydrochloride 

mol)  and  sodium  molybdats  (29.1  g,  0.12  mol)  were  dissolved  In  (4.0  g,  0.05  mol)  was  added.  The  initial  amorphous  yellowish 

130  ml  of  water.  The  resulting  solution  was  adjusted  to  precipitate  was  filtered  off  and  the  solution  left  to 

pH  4.7  with  dilute  sulfuric  acid  and  boiled  for  30  min.  evaporate.  After  several  hours,  shiny  yellow  needles  mixed 

After  cooling  to  room  temperature,  tetramethylaamxjnium  chloride  with  some  yellow  microorystalline  powder  precipitated  out. 
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Captions  for  Figures 


-A  stereoscopic  view  of  the  unit  cell  of 
Na2 [N(CH3) 4] 2 [ (CH3As) 2Mo6024] -6H20.  The 
anions  show  Mo06  octahedra;  all  other 
vibrational  ellipsoids  are  drawn  at  the 
50%  probability  level.  Sodium  ions  are 
shaded. 

-A  stereoscopic  view  of  the  [ (CH3As) 2Mo602 <J 
anion  with  vibrational  ellipsoids  drawn  at 
the  50%  probability  level. 
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Five  s_aits  of  the  heteropoly  molybdate  anion  (RAs)  2Mo  602  4 
(R  » C#3 , d^ns  and  ja-C'sHVNfil ) have  been  synthesized  and  characterized 
by  spectroscopic  measurements.  The  complexes  are  stable  in  aqueous 
solutions  at  pH  3-5.  The  structure  of  [ (CH3 ) i»N]  2Na2  [ (CHsAs)  2M06O2  4 1 
•6H20  (PI;  a = 11.712  (2) , b » 11.589  (1) , c - 8.331  (1) , a = 87.84  (1)  0 , 
8 ■ 110 . 31  (T)  0 ; y ■ 112.13(1)°]  has  been  determined  by  single  crystal 
X-ray  diffraction.  Final  consistency  indices  of  0.043  (Ri  » 

I(|Fj-  |F  |)/Z|F  |)  and  0.072  (R2  - [Iw(|fI  - | F I ) Vrw|  F J 2]  l/2 

w C O O C U 

were  obtained.  The  structure  of  the  anion  is  closely  related  to 
that  previously  reported  for  (CH3P) 2Mo 502T  and  consists  of  a ring 
of  six  edge-shared  M0O6  octahedra  capped  above  and  below  by  the 
CHsAsOf”  groups. 
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